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General synthetic procedures
All reactions were carried out under inert atmosphere using dry solvents and anhydrous conditions, unless otherwise stated. All of solvents were purchased as anhydrous in sealed vessels, or were dried with PPT's solvent purification systems. Liquid chromatography/mass spectrometry (LC/MS) was carried out with a Agilent 1260 binary LC system equipped with an Agilent EC-C18 column (3.0 × 50 mm, 2.7 µm), eluted with a linear gradient of CH3CN in H2O, both of which contained trifluoroacetic acid (0.1%). A flow rate of 0.7 mL/min was used and detection was performed at 214 and 254 nm. Low resolution mass spectra (LRMS) data were obtained on an Agilent 6130 Quadrupole LC/MS or Agilent/HP 1200 system 6110 mass spectrometer (DG-8) using positive and negative electrospray ionization. Flash column chromatography was performed on silica gel (60 Å, 230-400 mesh). Preparative HPLC was performed using VP 250/21 NUCLEODUR C-18, HTEC, 5 µm column on a GILSON 333/334 Prep-Scale system with a flow rate of 20 mL/min, detection at 254 nm, and CH3CN/H2O eluent system. 1 H and 13 C NMR spectra were recorded at 298° K with a Brucker DRX-400 spectrometer or Bruker Avance 400 (DG-08) at 400 MHz and 100 MHz, respectively, and calibrated using the residual peak of the solvent as internal standard [CDCl3 (CHCl3 δH 7.26 ppm, CDCl3 δC 77.16 ppm), CD3OD (CH3OD δH 3.31 ppm, CD3OD δC 49.00 ppm) or DMSOd6 (DMSOd6 δH 2.50 ppm, DMSOd6 δC 39.52)].
DG-4
4-(4,5-Dichloro-6-oxo-1(6H)-pyridazinyl)-N-(2-(piperidin-1-yl)ethyl)benzamide. 1-(2-Aminoethyl)piperidine (35 µl, 0.25 mmol) was added to a solution of 4-(4,5-dichloro-6-oxopyridazin-1(6H)-yl)benzoyl chloride (38 mg, 0.12 mmol) in dry DCM (1mL) thereafter, triethyl amine (35 µl, 0.25 mmol) was added. The mixture was stirred at room temperature for 24 h. DCM was removed under vacuum and the residue was dissolved in DMSO. Purification by preparative HPLC (acetonitrile to water=5% to 100% over 25 min, with 0.005% formic acid, flow rate: 20.0 mL/min, detection wavelength: 230 nm) yielded 30 mg (61%) of a white solid after lyophilization.
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